Single-crystal X-ray study T = 120 K Mean (C-C) = 0.003 Å Disorder in main residue R factor = 0.046 wR factor = 0.117 Data-to-parameter ratio = 17.5
Comment
The title compound, (I), was obtained adventitiously during the attempted synthesis of the intermediate 3-(5-chloro-3-methyl-1-phenyl-4,5-dihydro-1H-pyrazol-4-yl)-1-thiophen-2-yl-propenone, (II), by base-catalysed condensation of 5-chloro-3-methyl-1-phenyl-1H-pyrazole-4-carbaldehyde with 2-aceylthiophene. Evidently, the expected product, (II), has undergone a Michael-type reaction with a further mole of 2-acetylthiophene to form the observed product, (I).
Within the molecule of (I), the thiophene ring containing S9 exhibits orientational disorder about the C9-C91 bond, with occupancies of 0.623 (3) and 0.377 (3): all bond distances and angles show normal values.
The supramolecular aggregation is determined by C-HÁ Á Á(thiophene) hydrogen bonds (Table 1) . Atom C8 in the molecule at (x, y, z) acts as a hydrogen-bond donor to the disordered thiophene ring of the molecule at (1 À x, 1 À y, 1 À z), so generating a centrosymmetric dimer (Fig. 2) whose formation is independent of the orientation of the thiophene acceptor (Table 1) . The only other possible intermolecular interaction is a fairly short contact between atom Cl5 in the molecule at (x, y, z) and aryl atom C14 in the molecule at ( 1 2 + x, y, 3 2 À z), with a ClÁ Á ÁC distance of 3.137 (2) Å and a CClÁ Á ÁC angle of 153.5 (2) ; this distance is not particularly short in terms of the polar flattening model for van der Waals contacts (Nyburg & Faerman, 1985) and is probably not structurally significant.
Experimental
To a solution of 5-chloro-4-formyl-3-methyl-1-phenylpyrazole (0.5 mmol) and 2-acetylthiophene (1 mmol) in absolute ethanol (10 ml), a catalytic amount of sodium hydroxide (1 pellet) was added and the reaction mixture was stirred at room temperature for 2 h. The resulting precipitate was isolated by filtration, washed with ethanol, dried and finally recrystallized from dimethylformamide to give yellow crystals suitable for single-crystal X-ray diffraction. M.p. 573 K, yield 45%; MS (70 eV) m/z (%): 455 (2.6) (M+), 329 (42), 293 (20), 111 (100). Table 1 Hydrogen-bond geometry (Å , ).
Crystal data
Cg1 and Cg2 are the centroids for the major and minor orientations of the disordered thiophene ring. All H atoms were located in difference maps and then treated as riding atoms, with C-H distances of 0.95 Å (aromatic), 0.98 Å (CH 3 ), 0.99 Å (CH 2 ) or 1.00 Å (aliphatic CH), and with U iso (H) = 1.2U eq (C), or 1.5U eq (C) for the methyl group.
Data collection: COLLECT (Hooft, 1999 ); cell refinement: DENZO (Otwinowski & Minor, 1997) and COLLECT; data reduction: DENZO and COLLECT; program(s) used to solve structure: WinGX (Farrugia, 1999) and SIR92 (Altomare et al., 1993 ); program(s) used to refine structure: OSCAIL (McArdle, 2003) and SHELXL97 (Sheldrick, 1997); molecular graphics: PLATON (Spek, 2003) ; software used to prepare material for publication: SHELXL97 and PRPKAPPA (Ferguson, 1999) .
X-ray data were collected at the EPSRC X-ray Crystallographic Service, University of Southampton, England. JC thanks the Consejería de Innovació n, Ciencia y Empresa (Junta de Andalucía, Spain) and the Universidad de Jaé n for financial support. JQ and JT thank COLCIENCIAS and The molecular structure of (I), showing the atom-labelling scheme. Displacement ellipsoids are drawn at the 30% probability level. For clarity, only the major orientation of the disordered thiophene ring is shown. 
